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oand Sllee 4l 6 a0 5 madi I S eJ il las Justil ala) ol (B g 5 g e
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(ke ddeaS ) ) aaeial Al

c(A3/73/3/71) H,0 / MeOH / MEC / Acétylacétone

) :4/3/3 Toluene / MEC / MeOH

MeOH / H,O / AcOH :(18/1/1)

([31(1) sl 8 dadle gd (Ada ddlexS) JalSilid) @ dually W

—1- Jeda
M&M\&ﬂ uah.d\

Flavonoides aglycones EtOAc-i-PrOH-H20, 100:17:13
EtOAc—CHCl;, 60:40
CHCI3-MeOH, 96:4
Toluene-CHCl;-MeCOMe, 8:5:7
Toluene—-HCOOEt-HCOOH, 5:4:1
Toluene-EtOAc-HCOOH, 10:4:1
Toluene-EtOAc-HCOOH, 58:33:9
Toluene-EtCOMe-HCOOH, 18:5:1
Toluene—dioxane—HOAc, 90:25:4

Flavonoides glycosides n-BuOH-HOAc-H20, 65:15:25
n-BuOH-HOAc-H20, 3:1:1
EtOAc-MeOH-H20, 50:3:10
EtOAc-MeOH-HCOOH-H20, 50:2:3:6
EtOAc-EtOH-HCOOH-H20, 100:11:11:26
EtOAc-HCOOH-H,O0, 9:1:1
EtOAc-HCOOH-HO0, 6:1:1
EtOAc-HCOOH-H,O0, 50:4:10
EtOAc-HCOOH-HOAc-H,0, 100:11:11:26
EtOAc-HCOOH-HOAc-H,0, 25:2:2:4
THE-Toluene-HCOOH-H,0, 16:8:2:1
CHCl3-MeCOMe-HCOOH, 50:33:17
CHCI:-EtOAc-MeCOMe, 5:1:4
CHCI3-MeOH-H-0, 65:45:12
CHCl13-MeOH-H,0, 40:10:1
MeCOMe-butanone-HCOOH, 10:7:1
MeOH-butanone—H-O0, 8:1:1

Flavonoides glucuronides EtOAc-Et,O-dioxane-HCOOH-H,O, 30:50:15:3:2
EtOAc—EtCOMe—-HCOOH-H,0, 60:35:3:2
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Flavanone aglycones CH,;ClL-HOAc-H>0, 2:1:1

Flavanone glycosides CHCI;-HOAc, 100:4
CHCI3-MeOH-HOACc, 90:5:5
n-BuOH-HOAc-H20, 4:1:5 (la couche supérieur)

Chalcones Hexane —EtOAc, 1:1
Isoflavones CHCl5-MeOH, 92:8
CHCI3-MeOH, 3:1
Isoflavone glycosides n-BuOH-HOAc—H-O, 4:1:5 (couche supérieure)
Dihydroflavonoles CHCIl3-MeOH-HOAc, 7:1:1
Biflavonoides CHCl3-MeCOMe-HCOOH, 75:16.5:8.5

Toluene-HCOOEt-HCOOH, 5:4:1

Anthocyanidines et EtOAc-HCOOH-2 M H(I, 85:6:9
n-BuOH-HOAc-H,0, 4:1:2

AHNCEEITIES EtCOMe-HCOOE{—HCOOH-H,0, 4:3:1:2
EtOAc—butanone—-HCOOH-H-O0, 6:3:1:1
Proanthocyanidines EtOAc-MeOH-H-0, 79:11:10

EtOAc-HCOOH-HOAc-H>0, 30:1.2:0.8:8

:(HPLQ)s )Y e Jiud) aUai Ud) & gila g $-4-11

dalaill g1 58 e g o Liad a5 clelilat o yall dall 53l (g ginall wpaahy 4E 030 e
il g edgenll PA Culdl adal e da g alasiul Qllaly A A aall ) je gile g S
tsp Alanivad) ilydal) aal 5 ([4] jual iy saieall LAY Jalad 5 Jaadl Juady) Ayl

JAN (laaa : Josii gyl o el slal)

Aalal Jd Sl A8 S el J518 A0 dhay dgenll 8 LS el dre paleddl -
5] i Sl Jid s Y oda ¢ S
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Rf = P/P()

O \4

rAdlia, Cilydal dakail LD (e sale Al S jall Ry Gl &y
toluéne /méthanol / méthyléthylcétone :(4/3/3) :1 aUail
eau / méthanol / méthyléthylcétone / acétylacétone : (13/ 3/ 3/ 1) :2 Uil
acide acetique :15% :3,Uail)
SIS (hay ys ) 5 LSl S el (S 1Y Le 4 e oSy Aalal) Calise 8 Ry af DA (g
[B1[6 ] Sl DG 4 Al cgalal G113 Le 48 pas
Ry ey a0 6Bl oy Al (o —2-Jsaall
dad Ry i BN Ay
Lgmall dala¥) SRp4ed u 5 OCH; e sana 220 3305
4 ganll Aalal) ARy da 3 5 aaasall OH 4t
Al dadalyl (8 Rp daf aid
A penall L) Ry Ao (i ERRPY
Al dadadl) 8 Ry dad 3
(H,O/EtOH/MEC/Acétylacétone 13/3/3/1)
A panll Aadail) ARy Al 3 dind Cile gana 29a
Al dadalyl 8 Rp daf aid

(T/MEC/MeOH 4/3/3)43 suaall dalail) 3Ry dad it OH e gana dac 33
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R¢ (TBA)
0.87

0.93

0.84

0.7

R¢ (TBA)
0.85

0.87
0.39

0.64

J1TI1019] s 55 81 5 s sSIY oand Ry dad (s 453 ol sl

R¢ (HOACc) il gLl
0.26 3,4-Dihydroxychalcone
0.11 Dihydroxychalcone', 4-2
0.16 Trihydroxychalcone'-',4',3"2
0.07 Tetrahydroxychalcone'-',3,4,4'2

ciligSLaY (yamd Ry dad —3— Jqaall

R; (HOAc) gl
0.06 -Dihydroxyaurone',4'3
0.9 6,7-Dihydroxyaurone
0.02 Tetrahydroxyaurone (Maritimetin)',7-6,",4'3
0.02 Leptosidine

Glig Nl (land Rf dad —4— 3 qaal)

TBA: Tertio Butyl Alcool
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t i gIAN 3 giliial) Jau gl (B (IT) g (X) (pfisbiamtl Adiadlal) cilals 33 sa] —6 —( gaal)

3 53 8D g g (nm) 1T Llaad)
Os\8 280 — 250
Jaiue 3-OHJ 5 63018 280 — 250
9~ 3-OH J s da 280 — 250
Q58 9 5 275 — 245
dihydroflavonol s () s&>la 295 — 275
oSS 270 — 220
SEBE) 270 — 220
Cilms 03 5 Cpanilans o) 270 — 230

piilaadl ABadlal) cilali 31 adl —6 —( gaal
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350 - 310
360 — 330
385 —350
330 - 310
330 - 300

390 — 340

430 — 380

560 - 465




:NaOMe ¢ NaOH s (2 pabaia¥) cish — 2 -i-1-2-1V
S ) — Ll 5 ey 58 BN DS 5 pas S (A8 Bacl e 3 ke & NaOH
5 ebeY asal Jsh (1) oladl B ZL ol ecilall S da s S50 dal ) Gad (sl
& 3n OH 255 @l Jha 5 ¢ (T) dband) Lo 4o adf (I) dbasdl o dala la 5l ek
e () Abaall [ 100+ Y 60+] aiey daeg S8k Aal 3 M gam o SIE 14 2ol
chm i 4 (g) g 2 adsall 3 a OH o (s simy o sSIaN (IS 1Y Ll A5 guall 3020 3 395

JTITTO1As pual) 2l & 305 (¢ 52 ALl A5 S LI A JY) (s

daas Sl dal ) et Leils 4'adsd) 3 ja OH e (g siad clS 13 <l ) 0¥ Ala 6
b gl 6pdsdl 8 a OH o gsiad S 3 5[ 95+ ) 80+] Jaiay (I) dbaxll
(OH) 4'9 605 sanall LK culS 1Y Wl . [a3 704] (o sroal Jlaiay (S dpa s S 5l 4al )

[10] 58 2n Y (s dga s S S0 Hal Y1 06 (35 50

: NaOAC 3¢9 L}A pakaiay) ik —3-1 -1 —2-1V

e SN Aal Y g, 5 Sl uy b e NaOAc ) il (o sad,
Ssa s ab) oSar (Dibasll Qishll oasall Jshll cila e @S 5l ) (I) Llanll
A ()5 6a3sd o S 84 (o) 4'a8sdl (B s (OH) U5 o 4e sana

RETEPRPN

.NaOAc M\y‘)&bﬁy u;ﬁbﬂ\'&‘y&cz &JA\@(OH) M}JJ&A&QW
.NaOAc @&JﬁEJJMMJJ%\A Q\.cwumcau)ﬁw\

:H;BO; + NaOAc 3829 (2 (abaia¥) cish -4 -1 -2-1V

e dinS s el AU 64 de sane e aSSH NaOAc 2sa s 8 4wl e H3BO; il
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. [ 36+

O ae b el a1 aisll B Lay) Addlal e JauSy el U 656 de sana
il Gamy yaal ()68 Adaadlall da) 3Y)

HiBO;) a5y A [ Alaall (+AL) 4wy S8l daljyljlsie oy 8570 sl
1S all (e Ao ganal J il i o 4 léall (NaOAcH

+AL <l gL
36 3,4-Dihydroxychalcone
10 -Trihydroxychalcone',4',3"2
30 Trihydroxychalcone'-',3,4'2
36 Tetrahydroxychalcone'-',3,4,4'2

=7-Jgaal

+Ah i gy sY
32 -Dihydroxyaurone',4'3
22 6,7-Dihydroxyaurone
33 Tetrahydroxyaurone',7-6,',4'3
28 Leptosidine

—8—Jgaall
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: (AICL+HCL) 9 AICL; 3835 (b pabaia¥) digh—5-1 -1 -2-1V
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+AM AP (IRA]
48 3,4-Dihydroxychalcone
22 -Trihydroxychalcone',4',3'2
67 Trihydroxychalcone'-',3,4'2
63 Tetrahydroxychalcone'-',3,4,4"2

—9-Jgaal

+AL <l g Y
50 -Dihydroxyaurone',4'3
39 6,7-Dihydroxyaurone
48 Tetrahydroxyaurone'-6,7 ,',4'3
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(1) Aan (D)dbantt
sl 220-270 340-390 MeOH
Q9 220-270 430-370
(0sus)4'-OH  (abaiay) 24 b T)ilasll 95 ) 80+
(wi)ﬁ-OH oabaiay) bad ",a il aa (I)A..ul.;.a.ﬂ 70+
5 cligall B 4al) e JuaS g A g T)dlasll 36 ) 28+ NaOAc + H;BO;
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:RMN pnhalizall (g 903l oy ) Adldas -2 —2-TV

o 8 daadiaa) AUl Bl sl aal e RMN shlind) 55l o)) dilaa s
Do i dae aa g 5 LS jall ALl 4 )

JH 5500 RMN b

LBC e SURMN b

. olady) A RMN il

:RMIN-"H ponaliall (g 9ol (sl ddldaa —)-2 —2- IV

e CDCly Jio il yal) Aylad Canes Adlide Cilyde Jlaxinly RMN-H Cads e Jsaall S

[5] i a5 a5 Silal) alis ge DMSO-dg 5 CD;OD e g dgdaill e <l 53 8Dl

[5] [20-19]A, B, C lalall g5yl Ailaasll s 3Y) mny (it Jglaa b Laid
[19] A 48laY ciligig pl Libarsh cilali i) — 6 — Jgaal)

(H-8) (H-6) (H-5) A daall Gligigp
d,ppm J.Hz d,ppm J.Hz o,ppm J.Hz A ) ]
6,3-6,5 (d) 2,5 6,0-6,2 (d) 2,5 - 5,7-OH
5-OH, 7-OR
6,5-6,9 (d) 2,5 6,2-6,4 (d) 2,5 - (R: Glu)
6,7-7,1(dd) 2,5-9 80() 9,0 7-OR
6,7-7,0 (d) 2,5 (R=H, sucre)
5,6,7-OR
6,3 (s) - - (R=H, sucre)
- 6,3 (s) - 5,7,8-OR
-6 — Jgaad
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[S1[20] B 4A&lal) culighg oyl Auiliakh claliiy) — 7 — Jgaall

(H-3'/ H-5") (H-2'/ H-6") B ddal) cligig p
d,ppm J.Hz d,ppm J.Hz 23 el G
6,5-7,1(d) 85 7,7-7,9(d) 8,5 (4-OR) ()l
6,5-7,1d) 8,5 79-8,1(d) 85 (4-OR) J i sia
6,5-7,1(d) 8,5 -7,8(d) 8,567, (4-OR) y5,5Y!
(H-3/H-5) (H-2 / H-6) (4-OR) .  oSILLN
6,5-7,1(d) 8,5 7,4-7,6(d) 8,5
=7 = Jeaal
H-6' H-2' B dalall ciligig
S,ppm J.Hz d,ppm J.Hz A @) sl
85,5(q)  2.55-7.3.7 (d) 2,53-7,27, (4-OMe 3-OH );3'4-OH (s
855(q)  2,59-7,6,7 7,5-7,7(d) 2,5 (4-OMe3-OH ),3'4-OH Jsidd
8.55(q) 2,56-7,4,7 -7,8(d) 2,567, (4-OH, 3-OMe ) Jsdu
=7 = Jeaal

: C AdAl cligig s
3)\.&;\ &= d;\iﬁ 9 [6,2—6,4ppm] d\;.,d\ L;ﬁ sala :\_J.JIA\ B‘)\.ﬁz;\ UJSM\ @ H-3 u‘gﬁ‘gﬂ‘ Gka:\
.(H-8, H-6) A aalal) ‘;1}3})4
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DMSO-Dj (b i sSalal) (yand

H-1 (3,ppm) DSl Al
5,25 - 5,56 3-O-B-D-Glucoside
5,6 3-O-B-D-Galactoside
4,64 — 4,88 8-O-B-D-Glucoside
4,85 -5,26 6-O-B-D-Rhamnoside
-8 —Jgaal
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7-22

59 - 63

58 =59

56 -78

90 -110

90 -135

135 -144

136 —158

155 -168

172 -186

143
129

058 dagla
Aromatique C-CHj3

Aromatique O-CHj3

3-Methoxyflavone (3-OCH3)

Sucre CH,OH, CH-OH, C-glycoside

5,7-Dihydroxyflavonoide (Ce-Cg)
Flavone (C-3)

Flavanol (C-3)
3-Methoxyflavone (C-3)

Flavanol (C-2)
3-Methoxyflavone (C-2)

Flavone (C-2)

Flavone (C-4)
Flavanol (C-4)
3-Methoxyflavone (C-4)

chalcone(Cp)

chalcone(Ca)

—9—-J 9aal)
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Summary

This work makes part of our research programm on the Algerian medicinal
plants belonging to the (Fabaceae) family which aims to provide actives
molecules which my be applied in the pharmaceutical industries. Among this
family, we've selected Ononis angustissima in order to identify its secondry
metabolites.

The use of different chromatographic methods (column, thin layer) permitted the
isolation of four (04) compounds flavonoids :

¢ 2’, 4-Dihydroxychalcone

¢ 2’ -Hydroxychalcone

¢ 6’-Hydroxy-4’-methoxyaurone
¢ 6,3’.4’-Trihydroxyaurone

These compounds are isolated for the first time from the specie Ononis
angustissima.
The structures of the isolated compounds were well established using the

spectroscopic methods (UV, NMR)

Key words: Fabaceae, Ononis angustissima, chalcone, aurone.
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Résumeé

Ce travail fait partie de notre programme de recherche sur les plantes
médicinales algériennes de la famille de la 1égumineuse (Fabaceae), qui
vise a accéder a des molécules actives pouvant trouver des applications
dans l'industrie pharmaceutique. Parmi les plantes de cette famille, nous
avons choisi l'espece Ononis angustissima dont nous envisageons
d'identifier le métabolite secondaire.

L'utilisation de différentes méthodes de séparations chromatographiques
(colonne, couche mince) nous a permis d'isoler quatre (04) composés de
type flavonoide qui sont:

¢ 2°, 4-Dihydroxychalcone

¢ 2’ -Hydroxychalcone

¢ 6 -Hydroxy-4’-methoxyaurone
¢ 6,3’.4’-Trihydroxyaurone

Ces composés sont isolés pour la premiere fois de 1’espece Omnonis
angustissima.

Les structures des composes isolés ont été bien établies grice aux
méthodes spectroscopiques (UV, RMN).

Monts clés: Fabaceae, Ononis angustissima , chalcone, aurone.



dal e gl Al 4y 3 Jad) dplall clilal) e ding gali yn Gaa Jand) 138 7 2y
sl a o 5 A¥anal deliall adi glae) & aald o Allad S jo e J guanl)

58 pal) &6 e (ol (a3l Ononis angustissima 43l G jia) db)

Q\ ;'\'a"'\“ T e N d\ Az :L.\ Q%ﬁﬁ)j Ql_.\S)A (04) H‘)i S .E w LISAS J§ P
it 5 (CCM 4 )l dadall (CC aseall) 48 e silas S

2’, 4’-Dihydroxychalcone
2’ -Hydroxychalcone

6 -Hydroxy-4’-methoxyaurone

® & o o

6,3’,4’-Trihydroxyaurone

gl 1 dBaas S je A

e 53 3l (350l ooty Al pemdal) LS pall A Jall A sl S
RMN szl 5553 i) ddldas UV dpiil) (558 28V dillae

0508 » 0SS Ononis angustissima , Sl ¢ 4 8 Alilal) @ il



